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tt|5|i;< 0.1 ~2 0 Dig/kg. ignf5^0!)ii^tt0.5 ~5 Omg/kg 

Mjjgij 1 

^i^^:>;ui?(5.oog) t^^itm{Q.H)(DM'^m^ lOOVX- 3'5 
I^PB^iii* bfc, (^in^SJC5?SH:7X* (SOml) t 
(100ml) ?rJD^. W^M'Sr^ffi b:tiM7KT'j5t^ b fcf^. 5ft^'7^^> 

B^ifiJ'n »; K®ffiiU£&(6.l6g) *M#e>ti/io C ©ffli^n^ (6. 16g) 
. Ji^K S ^UJ^XSOmDlcJ^^^-a-Ziyg^^lC. ^2gT4- ( 7 ^ y ^ ^ 
;U) fVi^y (i.97g) c7)M7hl>;UJ.i/(5iDl) ^^^Jgrj^TbyJ:. SJtC 
S^J^^^ST- iNpP^il^bfc^. i^^x^;K50inl)T-i?&i^b. E 

7K^ib:^ h y A7K}§?ST-^^ (^50mi, 3Ih1) btz^. mu^m 

^t^t. N- Vy - 4 - ^ )\,) p< 2 - n n - 2 , 

2 -i?:7a.c^;H^i!T^ K0lil^a°p(9.O6g) *M#e>nfco CODJi^ii^ 
n°a(9.06g) %1 N Jli^ (50ml) iC^jS b fc^^S^ 70"C T 2 ^P^JIIf b 

fe, ^^iPf^c ®^?^'S^i>J^f•;^i-r;K50ml)T'^5t^b^ y^i>T*6 

m^^t. m^n^i^on- (f';i/>-4--i';u) ^^;u-2- 

tKn^5/-2. 2 - i?7 i^;Upi?7 ^ (6.37g) *M# ^ n 
mp : 148-151 'C 

;IR(Nujol) : 3330, 1650. 1600, 760, 740, 690cm-' 



liff ^ ffi ^ft 



wo 93/16048 

PCr/JP93/00I42 

12 



NMR(DMS0-de.5) :4.33(2H. d. J=6.3H2). 6.85(1H. s) . 

7.15-7.18(2H. m). 7. 25-7. 40 (lOH. n.) . 8. 42-8. 45 (2H. m) . 

8.84(1H, t, J=6.3H2) 
MASS(in/z) : 183, 105 

e>7x^;Ug^^7$ K(80g) t4-^ h^iy^yt>)U^u y k 
(47,2g) ©N. N-i>^f.;^;^.;^^7, j.(i2o,i) mm^B^CX'l 

mmmnbtz. (^m^. si5^^4^^T-bh>(5o.omi) 

^-T;Ml00ml) T-#|RL. 7X?^T20^ilif Ufc. flr £B ^ 35 T 
mm^^(D4~ [ (2-t Kn:^i/-2. 2-i;7^-;u 

-♦i'Ai^n yK(i07. 57g) ;6q#e>nfc, 

mp:205-208*C 

IR(Nujol) :3250, 3050. 1650, 1610. 750. 700cm- ' 
NMR(DMS0-de. 6 ) :3.76(3H. s). 4.55(2H. d. J=5. 9HZ) . 

5.72(2H. s), 6.99(2H. d, J=6.7Hz), 7.00(1H. s). 

7. 25-7. 40(10H. m) , 7.53(2H. d. J=6.7Hz), 

7.87(2H. d. J=6.7Hz), 9.13(2H. d. J-6.7Hz). 

9.11(1H. t, J=5.9Hz) 
MASS(in/z) : 183. 93 

4-7-tr^;U7^yp<^;Ut:Vi>y(7.00g) t4-^\^^^>^y 
.^>'l^^n.; K(6,8ml) ©T-thXlOOnl) M^^i^T iZ 4 m 
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yV^^t^t. mm^OA -T-t^flyT ^ J 1 - (4- 

h ^7 A(5.37g) *7K?^Tii>«Toj^j!jnu. comm^muT 

^•;U;<7^Ai>n-7 h tcill^U. ^-fbp* ^ U > i: ^ :J' y -;u 

(Drnm (15 : 1 ) ^m\^mt.Lxmmt^t. ^n^m^<0 4 -r 

5 y ^ 1 - ( 4 - ^ h ^ -1,2. 

3 . 6 -X h ^ t K □ k* U i>y (7.27g) *q#e>*iyi, 

IR(filin) : 3300, 1650, 1610, TeOcm"' 

NMR(CDCl3. 6) : 1.98(s, 3H) . 2. 10(brs, 2H) , 

2.56(t, J=5.7Hz, 2H). 2.95(br s, 2H), 3.52(s, 2H) . 
3.76(s. 2H), 3.80(s. 3H) , 5.53(t, J=1.5Hz. IH) , 
5.95(br s, IH), 6. 80-6. 90 (m. 2H), 7. 20-7. 30 (m, 2H) 

MASS(in/z) : 274 (M*), 215. 121 

ISii^lJS fclBl^tC bT4-T-t^;u^^;i/tr 64 - 

;u.7 5 y p« ^ ;u - i - 7' a e ;u t* u i> - -i? a t :r y h* 

tz. 
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mp: 135-137 X: ( 7 -t? h y^-i^ffn) 
IR(Nujol) : 3250. 1670. 1640. 760. 750 en."' 
NMR(DMSO-d.. 5) :0.87(t. J=7.3Hz. 3H). 1 . 65-2. 00 (m. 2H). 
1.97(s, 3H), 4. 45-4.55(m, 4H) , 7.96(d. J=6.8Hz, 2H) 
8.67(t. J=5.8Hz, IH), 8.98(d. J=6.8H2. 2H) 
MASS(m/z) : 193 (M*), 149, 107 

mmmQ 

;U7$y;^^;U-l-7'of;U-l. 2, 3 . 6 - x h ^ t K n f 

IS (film) : 3300, 3050. 1650. 750cin-' 
, NMR(CDCl3. 5) : 0.91(t. J=7.3Hz, 3H). 

1.58(t. quartet. J=7. 3Hz, J=5.7Hz. 2H). 1.99(s, 3H) , 
2.23(brs. 2fl). 2. 30-2. 40 (m, 2H). 2.56(t. J=5. 7Hz. 2H) 
2.95(d. J=1.6Hz. 2H). 3.79(d, J=5.4Hz, 2H). 
5. 54-5. 57 (m, IH) , 5.66(br s. IH) 
MASS(in/z) : 196 (M*), 167. 96 

mmmi 

i?iii?iJ4i:|5l^tCLX3-7-fef-;U7^y^^;p- i 
.•;i>-r>A.7f K*^6?ffi^^C!)3-7-fe^;U7$y-l-x5^ 

1 . 2 . 3 , 6 - T h 5 t K n t* i/ > ^ff fco 
bp 150 •C/D. 08mraHg{kugelrohr) 
IR(film) : 3270, 1640. .1540cin-' 
NMR(CDCl3. 5) : 1.15(3H, t," J=7Hz, CH3). 

1.99(3H. s. COCH,), 2.19(2H, m. NCH.CH,CH=), 
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2.49(2H, quartet, J=7Kz, NCHaCHa), 
2.52(2H, t, J=6Hz, CHsCH^N), 
2.72(2H, d, J=2.5Hz, NCH2C=), 
3.78(2H. d. J=5.5Hz. CH2N). 5.65(1H, m, HC=). 
5.8(1H. m, NH) 
MASS (in/z) : 182 (M*), 123, llO(base). 108 

1 -^yVJl- 1 , 2, 3. 6-Th7t h'aeUi>y;S:f#/c:, 
rR(Filin) : 3250, 1650, 740. 700cm-' 
NMR(CDCl3,6) : 1.98(s, 3H) , 2. 00-2. 15 (m, 2H) , 

2. 15-2.35(in. 2H). 2.97(brs. 2H) , 3.45(s, 2H) . 

3. 95-4.00(m, 2H) , 5.53(brs, IH) . 5.84(br s, IH) . 
7.20-7. 40(in, 5H) 

MASS(m/z) : 244 (W). 185, 172 

1. 2. 3, 6 - T h ^ t K O tr V i?>(5. OOg) i:6N7K^'^b:^h 
V 'i'-^*j§r«(i6mi)©p( ^y-;K32ini)^^;griigii^{4|:T{i:23^K 
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IR(filffl) : 3370, 1610, 760. 730cni-' 

NMR(CDCl3;6) :l.84(brs. 2H), 2.13(brs. 2H). 

2.57(t. J=5.8Hz, 2H). 2.99(br s. 2H) . 3. 20 (br s. 2H).- 
3.53(s. 2H) .3.80(s. 3H) . 5. 53-5. 57 (n,, IH). 
6. 80-6.90(m, 2H). 7.20-7.30(m, 2H) 

MASS(in/z) : 232 (M*), 202. 121 " 

bp: 140-150 IC/lOminHg (Kugelrohr) 
IR(Film) : 3270, 1600cni- ' 

NMB(CDCl3.5) :0.92(t. J=7.3Hz. 3H). 1. 10-1. 7t) (br s, 2H) . 

1. 55 (t, quartet. J=7.3Hz.J=5.7Hz. 2H), 

2.14(d. J=1.6H2. 2H). 2.30-2.40(m. 2H). 

2.57{t. J=5.7Hz, 2H). 2. 96-3. 00(m, 2H). 3.10(s. 2H) . 

5. 53-5. 57(m. IH) 
MASS(in/z) : 154 (M*), 125, 96 

1 . 2 . 3 . 6 -X h 7 t Kn.tr »; 
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tz, 

rR(Filin) : 3370. 3270, 1600, 740, 700cm-' 

NMR(CDCl3.5) :1.61(s. 2H) . 2.13(brs. 2H) . 

2.58(t. J=5.8Hz, 2H), 2. 95-3. 05 (m. 2H) , 3.20(br s. 2H) 
3.59(s, 2H). 5.50-5.55 (0. IH). 7. 20-7. 37 (m. 5H) 

MASS(m/z) : 202 (M*), 172, 97 

-1, 2, 3, 6-rh^tKnt:i;s/>*>e>3-T5y;><^;U- 
1-J^^;U-1, 2, 3, 6 -r h 7 t Kn V VJgrtf/ic 
bp: 100-105 "C/S. 5nimHg(Kugelrohr) 
rR(Nujol) : 3450, 3370, 3280. 3200cid- * 
NMR(CDCl3.5) :1.14(3H. t. J=7Hz, CH3). 

1.61(2H, s, NHe), 2.21(2H, m, CH2CH2CH=), 

2.47(2H, quartet, J=7Hz, NCHaCHa), 

2.49(2H. t, J=6Hz, NCH2CH2CHO. 2.93(2H. m, CH.N), 

3.20(2H. m, CHzN) , 5.62(1H. m, CH=) 
MSdn/z) : 140(M*), 123(base), 110, 108 

3 -T $ y (lo.og) omm mmi)mm^ mw I. X 
.^m^Tzo^mni.tzm. MEEmmt^t. mmi^^o 3 - 7 -i; ^ 
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1 -i^;ufy ^^5,^^^^ 

mp : 110-111 v. 

IR(Nujol) : 3420. 3260. 1640cm-' 
NMR(DMS0-de.6) : 1.54(3H. t. J-7. 5Hz. CH3), 

I.93(3H. s. COCH3). 4.44(2H. d, J=6Hz. CH.NCO). 

4.64(2H, Quartet, J=7.5H2. NCH^CHa), 

8.12(1H. t, J=7.5Hz, pyridinium H). 

8.43(1H. d. J=7.5Hz, pyridinium H). 

8-.59(lH. t. J.6HZ. NH). 9.0(2H. m. pyridinium. H) 
MASS(m/z) : 135, 107 

MMMIA 

3. 3 - 7 X ^ ;U - 2 - 7- n ^ y (4. 28g) ^ 3 ^ ^^^^ 

^J^) ^ ^^mm (28ml) J: c/x ^ , (5o„i, ^ ^ ^ 

mp: 158-161 t: (i^g^X5-;U^^^c^) 
IR(Nujol) : 1690, 1660. 1610. 720.700cm-' 
NMR(CDCl3.6). : 6.32(s, IH). 7.10-7.40(m. lOH) 
MASS(m/z) : 224(M*). 179, 165 

MMM± 



4- [ (2-tKo^.>-2. 2-^:>7.^;u7-b5^;U75y) 
(100g)(D^^y-;K800ml) Jg^iC. gm^Bm4'10-20 -CT-^Km 
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immmwi.. ^^m^^^ttzo mmizmm^^)i^ a & ) t 

7K(500ml) ^mXXmWiM^^Ubtzo i:n*7l<(500inl) , M^tK 
(500inl) vmd^lki^L. ^^'^^^-^^'^P J^V^iSibtzW:. ^M^W 
^t^t. mm^A^ON- [1- (4-p<h=^rS/^>i>;U) -1. 
2. 3. 6-rh7t:Kntr>;i>>-4--i';l/] p<^;i.-2-tK 

2 -^jy s.^n^mm7 ^ i^Tbm^titzo JKommm^ 

^t^uu^mi - i>nnji^;Ui;^-r;i, (25di1) ^Ig-fb ^ 5^ U y 
(700ml) mjQAfc?!^^* 1 BtK»D.^ii»itU. liC^^y-;K350 

ml) ^mxtzmz<Dmm^zQmnmmmL. mm^^^btzo mm 
)i^X'nm^at^t,m^m^(DN-{i, 2, 3, e-rh^tK 
^^uB^^r^ K^®ti(4i.64g)75if#e>n/3. 

mp : 222-224 

IR(Nujol) : 3350, 1650, 750, 730, 690cin-' 

NMR(DMS0-d6, 6 ) :2.15(2H. brs). 3.10(2H, t, J=5.9Hz). 

3.34(2H. br s) , 3.70(2H. d. J=5.5Hz), 5.41(1H, br s), 
6.82(1H, s). 7.20-7.45(10H, m). 8.34(1H. t. J=5.5Hz). 
9.15(2H, br s) 
MASS(m/2) : 322 (M*), 183, 95 

N - [ (1, 2, 3, 6-rh^tKneVi?y-4-i';i/) ^ 
- 2 - t Ka^i/ - 2 , 2 - x^;Upi?7 ^ K (l.OOg) 

%p<:S'y-;u4'io%A^>:?r>Aj^fgT7km^bb/io mm^m^btz 
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mp : 251-253 "C 

IR(Nujol) : 3360. 2470. 1650. 1600. 750. 730. 700cn.-' 
NMR(DMS0-de.5) : 1. IQ-l. 40 («. 2H) . 1. 50-1. 80U. 3H). 

2. 65-2. 90(m. 2H) . 2. 90-3. iO (n.. 2H) . 3.10-3.30U. 2H). 

6.75(s. IH). 7. 20-7.45(n.. lOH). 8.28(br s. IH). 

8.69(br s. 2H) 
MASSdn/z) : 324 (M*) . ,183, 105 
y^m^^ : C2oH24N202-HCl 

C 66. 56 . H 6.98. N 7. 76 

mmm c 57.04 . h 7.09. n 7.76 
3 • 



2i:mmizvx. N - [ (1 - 1^ 2. 3 6- 

X t K n e y y - 4 ;u) ^ - 2 - t K n 4 i. - 

2. 2-s;7.^;n^^5,. ^ (1 

mp : 237-239 1C 

IR(Nujol) :3430. 3150. 1670. 790. 770. 710. 700c.-' 
NMR(DMS0-d..5) : 1. 20-1. 50 iH). 1. 60-1. 80 (n,. 2H). 
. 2. 20-3. 20(n,. 8H). 2.68(s. 3H) . 6. 73(s. IH) .. 

7.20^7.35K lOH). 8.30(brs. IH). 9.70-9. 90 (br s. IH) 
.MASS(m/2) : 338(M*), 183. 105 
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TCM^^ : CaiHaaNaOa-HCl 

tf-^M C 67.28 . H 7.26, N 7.47 
C 67. 64 , H 7.56. N 7.53 

N - [ [1- {4 - h ^iy^y^JJU) -1, 2, 3, 6-rh 
5 t K n e V i> > - 4 - ^' ;H ^ ^ ;H - 2 - k K n ^ - 2 . 

2 - vy j^^jiw^mr ^ K (i.03g) t^uumm^y^^)i^j-x7-)i' 

(0.437g)O 1 . 2 -f^i>uu:t.^y(io^i}mm^m^V4f^mmn 

rmmt^t. ?at^0N- [ ( 1 -^VS>;^:^i^i/;^!;;^*•^;^- 
l, 2, 3. 6--rh5kKae';i>>-4--i';i/) ;><^;U] - 
.2-tKn#$/-2. 2 -i>7x-;U@^^T^ K(0.797g)*«f#e>n 

. . tZo 

IR(film) : 3390, 1690. 1670cm-' 
NMR(CDCla,6) : 1.99(2H. br s. =CCH.CH3N). 

3.52(2H. t. J=5.5Hz,CH2CH2NC00). 3.76(1H. s. OH), 

3.90(4H, m, =CHCH2NC00 and CONCH2) . 5.13(2H. s, OCH^). 

5.37(1H, br s. =CH). 6.49(1H. m. CONH) . 

7.3-7.5(15H, m, aromatic H) 
MASS(m/2) : 183. 105, 91, 77 

N-[[l-(4-p( h^i^OPjl.) -1, 2, 3, 6-Th 
7tKnif«;i/y-4--i';b] ^ ^ }V] - 2- th'n:^i/-2, 
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2 '-^y^^'mmy^ni.n,) t^t,umm~i-i,uu^^ 

(10: 1) . »..t-^^^-;k aC^^y-;^/2«,,^^^^ 

Ul. 2, 3, 6-.xh9tKDt;.;j>>_4_^,^, ^^^^j 
up : 223-224 t: 

IR(Nujol) : 3350. f650. 750. 730. 690c.-. 

mmm-,„a) :2..5(..., 2„,, 3.10,., j^^.ohz. 2„,. 

3.34(br 2H). 3.,0(d. J=5.5Hz. 2H).. 5Ul(br ,„, 
6-82(s. IH). 7.20-7.45(„. lOH). 8.34(t. J=5.5HZ. IH). 
9-15(br s, 2H) 
MASS(ni/z) : 322 (M*), 183, 95 
6 
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N- [ (1, 2, 3, 6-xh7tKahrvs?V-4--j';U) 

;U] -2-tKn#i/-2. 2-i?7x^;Hti^7$ h'(85ing)*i# 

mp : 151-153 "C 
7C^^^ : 

.. If-mM C 74.51 , H 6.88, N 8.69 
^iJji C 74.59 , H 7.08, N 8.74 
IR(Nujol) : 3380, 3300, 1670cid-' 
NMR(GDCl3. 5) : 1.95(2H. m. =CCH2CH2NH), 
2.85(2H. t, J=5.5H2, CHaCHaNH). 

3.23(2H. br s. =CHCHaNH), 3.35(2H, br. =NH and OH), 
3.84(2H. d, J=5.5Hz. CONHCHa), 5. 44(1H, br s, =CH). 
6.70(1H, t, J=5.5Hz, CONH), 
7. 25-7. 5(10H, m, aromatic H) 
MASS(id/z) : 322 (M*). 183(base), 105(base), 96(base) 

N - [ (1, 2, 3, 6-7"h9tKae';j?v-4--<';u) ^ 
5^^] - 2 - t Ko:^$/- 2 , 2 -V'V ^=.)V^^r^ K (6. OOg) 
cD^^y-;K60iDi)}g?^tc, ^^gTp< ^ vx;u<h:^^(i.79g) 
^>'-;K20nil)}g^;SrjDAfco c ® ?l?^%MEi8i^ b . ^^I^^b^b 
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- 2 . 2 - 7 X ;ug^^ $ K p< ^ y ;^ y^^^ (6, gg^j 
mp : 195-197 1C 

IR(Nujol) :3400. 1670. 1590. 780. 750. 740. 700cm- ■ 
NMR(DMS0-de,5) :2.14(br s. 2H). 2.31(s. 3H). 

3.14(t. J=6.1H2. 2H). 3.51(br s. 2H) . 

3.71(d. J=6.1H2. 2H). 5.40(br s. IH). 6.81(s. IH) , 

7. 20-7. 41 (m. lOH) . 8.36(t. J=6. IHz. IH). 

8.65(br s. 2H) 
MASS(m/z) : 323 (M+1) 

tf-¥M C . 60:27 . H 6.26. N 6,69. S 7.66 
C 60. 32 . H 6.32. N 6.62. S 7.86 

N - ( 1 - X h :^ ;^ ;u ^ ^ ^ ^ ,^ ^ ,^ - 4 - ;u ) - 2 . 
2 - ^ 7 X ^ )l.mm7 ^ K (4. OOg) ^ J: tfyi,^^^^ ^ ^ ^g) C7) 
^^;U^oy;uy(3o„i)^^^ 3. 5BtP«gft^M^f ^ . ^^m^^ 
tCSI^X^;U(100™i) ,.^(30o„l) ^SD^T5^?J^Ly,„ .^^^pg^ 

(100.1X3).. ^Wimt^LxmETr.mm^^^ 

> - 4 - ^l-) - 2 . . 2 - i;7 X ^;ug^K7 ^ HiiK^g;5.f# e> ti 

o 

mp: 233-235 V im^^ ^ )U^r^Sh) 
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IR(Nujol) ; 3500. 3300, 1630, 740, 720cm-' 
NMR(DMS0-d6. 6 ) : 1. 45-1. 75(m, 2H). 1 . 75-2. 00 (m. 2H) . 

2.80-3.10(m. 2H). 3. 10-3. 25(in. 2H) , 3. 70-3. 95 (m. IH) 
4.97(s, IH), 7.10-7.40(iD, lOH), 8.59(d, J=7.4Hz, IH). 
8.86(br s, 2H) 
MASS(m/z) ;294(M*), 229, 167. 127 
7tM^^ : C,»H22N20-HC1 

tfUm C 65.41 . H 7.22, N 8.03 
Mmm C 65. 67 . H 7.32. N 8.12 
1ML9. 

mmms tmmizi^rN - ( i - x k ^ ;u ^ ^m- ^ >; 

>-4-i';U) -2-tKo^S/-2. 2 - 7 x^^US^i^T ^ K 
*>6N - (t:^ys?y-4--i';U) - 2- tKn^i/-2, 2-V 

nip: 193-195 (7-th>^^a°n) 

IR(Nujol) ; 3300, 2700. 2600, 2470, 1660, 770, 750, 730, 700 
cm" ' 

NMR(DMS0-d6. 6 ) : 1. 60-2. 00 (m. 4H) . 2. 75-3. 05 (m. 2H) . 

3. 05-3. 30(m, 2H) , 3. 75-4. 00(in, IH) . 6.77(s. IH) . 

7. 20-7. 95(m, lOH), 8.15(d, J=7.7H2, IH), 

8.94(br IH), 9.10(br s. IH) 
MASS(in/z) : m* tj:L) . 183, 105 

TLM^^ : CioHaaNsOa-HCl 

SYMM C 64.67 . H 6.76, N 7.94, Cl 10.05 
• C 64. 79 , H 6.93, N 7.92, Cl 9.98 
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^^^^x^^UStS^j-^ K(2.00g) i:^^b^^;Kl.6™l) CD7^h> 

(0.95g) ^SrUD^fc. ^ ^^^'^^tl^^^^T 1 BfPB^JIif t . ^^^T' 
^ A T ^ b . W !i M ^ gS b T ^ . ^ i-;^ T- l«i ^ ^ ^ U Ac 

Mrnvn^^^t^t. N- il-^^^-,, 2. 3. 

t K n e - 4 - y ;u) 2 - t k a _ 2 . 2 - ^ 

mp : 173-174 "C 

IR(Nujol).:3340. 3200. 2550. 1660. 770. 750. 720. 700c™-. 

NMR(DMSO-de. 5 ) : 2. 00-2. 50 (2H. 2. 80-3. 90 (4H. ™) . 
2.73(3H. s). 3.72(2H, d. J=6.1Hz). 5.38(1H. s), 
6.82(1H. s). 7. 20-7.40(10H. m) . 8.37(1H. t. J=6. IHz) 
10. 77(1H. br s) 

MASS (ra/z) : 336 (M*). 183. 109 



2. - b K n 4 - 2 . 2 - 7 X ^ ;i.g^M 7 ^ K ^^fcx ^ 
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e>, N- ( 1 -i^^utf i; S?-^- 4 ^^;i/-2-tKn 
inp : 123-124 t) 

IR(Nujol) : 3350, 1650, 780. 740. 720. 700cm-' 

NMR(DMSO-dB. 5 ) :1.52(t, J=7.2H2. 3H), 4-.57.(q. J = 7.2Hz. 2H) • 

4.60(d. J=6.0H2, 2H). 7.00(s. IH). 7. 20-7. 50 (m. lOH). 

7.85(d. J=6.6H2. 2H), 9.01(d. J=6.6H2. 2H) . 

9. 13(t. J=6.0H2, IH) 
MASS(m/2)" : m* , 183. 105 

-: . mmmn 

N- [ (1. 2, 3, 6-xh^tKni^V>^>-4-'i';u) 
^;U] - 2 - t Ka^i/ - 2 . 2 - 'Jy j.::l)1^^7 ^ K^i?il 
(0.70g) tiyy >f:^mitmm')' h V AiOA&s) 5fei^7|c^ 

(i5ni) i:M7K7-fe h >(5mi) ommizmm-^ ^ tzM^m^ . m^T . 
%S^Ufco 4 N^^/ 1 , 4 - e;^c^r-y->sr^T'iaaL/T 

. jia^b-rs N-[(l--<y:rnlf;i/-l, 2. 3. 

9 t K n If V - 4 - ) p< ^ ;u ] - 2 - t K a ^ - 2 . 
2 -i>7i^;i.@^®7$ Kig®iS(0.58g) *M#e>tlfco 
mp : 126-127 TC ( 1 . 4 - + 1^ V^^S) 
IR(Nujol) : 3250, 1660. 760. 700cin-' 
. NMR(DMS0-d6.5) :1.26(d. J=6.6H2. 6H) . 2. 05-2. 25 (m. IH) . 

2. 30-2. 60(m. IH). 2. 75-3. 10 (m. IH) . 3.25-3. 50 (m. 2H) , 

I* ^ i& 
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3.58(brs. 2H). 3.73(d. J=6.0Hz. 2H), 5.42(s. IH) 
B.83(brs. IH). 7.15-7.60U. lOH). 8.36^. J=6.0Hz.lH) 
10.30(br s. IH) 

S*»«r : G,,Ha.N.02'HCl-l/2H,0 
ttSffl C 67.39 , H . 7.38, N S.83. CI 8.65 
C 67.40 , H 7.84, N 6.58, CI 8.35 



mp : 197-199 "C I ^ V -T n » -7 
IMNuJol) : 3420. 2350. 1670, 750. 700. 670c.-. 
N«R,DMSO-...a,, :.-.05,t. a-7.2„., 3„,. 1.45-1.65U, 4„, 
2-15-2.40(.. 2H), 2.54(,. J=7.2H2. 2H). 
. 2-W'3.05(.. 2H),. 3.55-3.75(., IH). S.50(s. IH). ■ 
7.20-7.40(., UH). 7.96(d. J.8.OH2. IH) 
TcSSffi : C,,H,.N,0-l/2C.H.O,.l/2H.O 

ffSffl C 68.13 . H 7.21. N 6.91 

^ • H 7.41, N 6.67 

W14 

7w 6- 
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mp : 175-177 1C ( T -tr h >j5t^D°a) 

IR(Nujol) : 3200. 2650, 2500, 1660, 790, 770, 740, 700cm-' 
NMR(DMS0-d6. 6 ) :1.13(d. J=6.8Hz. 6H) . 1. 45-1. 75 (m, 2H) . 

1.75-2.00(m. 2H), 2. 65-2. 90 (ra, 2H). 3. 00-3. 25 (n. 3H). 
3. 65-3.90 (m, IH) , 4.93(s, IH) , 6.54(s, 3H) , 
7.10-7.35(m, lOH). 8.43(d, J=7.3Hz, IH) 
MASS(m/z) : 336 (M*), 321, 167 
Ttm^^h : C22H28N20-3/2(C.H40^) 

ItmM C 65.87 . H 6.71, N 5.49 
^W\m C 65. &0 , H 6.84. N 5.57 

^JlWfMT ^ KiS^ii*>6N - (l-xf-;nf/>;i;e^v-4--f 

;u) -2, 2 - i>7 x^;up^7 5 F©7-7;HIJi5S:ff /i, 

mp: 179-181 TC ( T -fe h > ) 

IR(Nujol) : 3250. 1690. 1760. 790, 760, 740cm-' 

NMR(DMS0-d6. 5 ) :1.05(t, J=7.2H2, 3H), 1.30-1. 60(m. 2H) . 

1.70-1.85(m, 2H). 2. 25-2.40(ra. 2H) . 

2.55(q. J=7.2Hz. 2H). 2,90-3. 10(m. 2H). 

3. 40-3. 55(m. IH) , 4.91(s. IH) . 6.55(s. 2H) . 

7. 20-7. 30(m, lOH). 8.34(d. J=7.4Hz. IH) 
MASS(m/z) : 322(M*). 307. 167, 111 
TC^^tfj : C2,H26N20-C4H-,04 l/2H20 

C 67.10 . H 6.98, N 6.26 

mmm c 66.78 . h 6.97. n 6.05 
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i . ^ . d . 6 - r h 7 t K □ e >; > 

SKB^x^^^t , N*^ft^^ , ^^^^^ 
Lfc. , * , ^ ^ n , , ^ , 

(10: 1) ^SaiJStUT 
1^2. 3, 6-^>9kKni,y,-,^_4__^^^^ ^^^^ _ 

IR(CHCl3) : 3370. 1660. 1610. 750. 730, 700c™- 
NMR(CDCl3.5) :2.02(brs. 2H). 2.52(t. J=5.8Hz. 2H). 

2-91(br s. 2H). 3.50(s. 2H) . 3.80(s, 3H). 

4.10(br s. IH). 4.14(s, 2H) . 5.39(br s. IH). 

6-39(br s. IH). B.85(d. J=12.7Hz. 2H) . 

7. 20-7. 50 (m. 12H) 
MASS(in/z) : 442 (M*). 202, 121 

mmmi 
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^;U-1. 2. 3. 6-Th5tKDl^»;i>>-4--f;u) 

1^1 o 

mp : 185-190 V 

IR(Nujol) : 1650, 1600, 770. 750, 730, 700cni-' 
NMR(DMSO-dB. 6 ) :2.09(brs. 2H), 2.50(s. 3H) , 

2.81(t. J=5.9Hz. 2H). 3.19(br s, 2H). 

3.68(d, J=6.0Hz. 2H). 4.98(br. 2H). 5.37(s. IH) . 

7. 20-7. 45(01. UH). 8.26(t, J=6. GHz. IH) 
MASS(id/z) : 336(M*). 215, 183, 109 

mmmn 

j><^;u-i. 2, 3. 6-rh^tKae';*>:/*>e>N - {I - y 

ntr;u-i. 2, 3, 6-xh7fcKne>;i;>-4-'i';u) ^ 

2 - 1 Ka:^i/- 2 , 2 " ^jy s,^)\,mm7 ^ i^i^mm^n 

mp : 96-98 (if ggx ^ ;u/ ^ ^ y ^ y^n l^;Ux-x;U 

IR(Nujol) : 3250. 1660. 770. 740. 700cm-' 
■ NMR(DMSO-de. 6 ) :0.89(t, J=7.3Hz. 3H) , 1. 60-1. 80 (m. 2H) . 

2.00-2. 55 (ni, 2H) . 2.90-4. 20(m. 8H), 5.89(br s. IH), 
6.82(s. IH). 7. 20-7. 45(ni. lOH). 8.37(t, J=6. IHz, IH) . 
10.50(br s, IH) 
' MASS(m/z) : 364 (M*). 335. 183. 137 

Tn^^tfr : C28H28N202-HC1 
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sfWm C 66.80 . 
C 



" ^-^^^ N 6.77. CI 8.57 
" 7-76. N 6.44. CI 8.57 



1.23ft-. { 1 -'K 

- 2 - t K D ^ - 2 2 - -7 ' ^ ^ 

I«(NuJ„l, , 3«0, 3200. 2570. 1660. 750 710 680 - 

;-^°<^-. ^H)..3.72„. ,.,.0„.. 2„,, 4.3.,., . 

"<). 7.25-7.63,., 15„, ■ . 

_ 8-36(t. J=6.0Hz. IH). ,o.92(b,,. i„, 
ytma^j : C,,H,.N,0,;HC1 

^SffllO.SH.Ottr, C SO.,,; „e.6S. N 6 05 CI 7 65 
XMIO ^ "-'^^ " ■ N 5.34. Cl 7.63 

W,16.H«„,^,,,.,^^^^^_^^^ ^ 

^-'i^ -1.2 3 ft-. 

^ . oJ , 6 - X t K D f i; 5; V - q . „ , 
: 18.5-186 r v-Tn i^ ,r T, . 
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IR(Nujol) : 3400. 2750-2600, 1675. ISgOcm'* 

NMR(DMSO-dB, 5 ) :1.02(3H. t. J=7Hz. CH3). 

2.09(2H, m, =CHCH2CH2). 2. 45-2. 65 (4H. m. NCHz X2), 
2.92(2H. s, =CCH2N), 3.68(2H, m, CONCH2), 
5.52(1H, br s. =CH) , 6.51(2H. s. fumaric acid=CH) , 
7.25-7.4(10H, m, aromatic H) , 8.21(1H. br s, CONH) 

MASS(m/z) : 350 (M*), 183. 124(base). 105 

5c0^t/T : C22H26N202-1/2C-,H404 

lt-W<i C 70. 57 , H 6.91, N 6.86 

mmm c 70.36 . h 7.11, n 6.72 

4, 4' -i>:7;u^a^:/^/7xy :/(2.og)tS^{kffii&{o.ig)% 

;Ki.35mi)*»DAfc. n^titz-M^m^m^mvAommm 
^rnxxmntbtzm. ^m:^^)i^x2B.miif,btzo 

U^yP)VWt{O.SOg) i)im^tltZo i:©IIi5a°p(0.80g) tN, N- 

- ;^ .if ^ ;U ^ ^ v/-;KO. 6g) ;^il7KiS{b^ ^ U > IC }§M L , 
i:<D^?^{C4-r^y^5^;u- 1 1 . 2. 3. e-rh 
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.P: .55-167 ^ 

I«(N«Jol) : 3350, 3270, 2500. 1660, ,600. ,20. 770o.- 
»««(DHSO-d..., ^1.24(t. J=7.2Kz,,„,, 2.00-2.45,., 2H,. 
2.85-3.80(.. -eil). 3.09(guartet. J=7.2Hz. 2H). 
, .5-39(s, IH). 6.96(., IH), 7.10-7,20(„, 4H). ^ 
'■ 35-7.45(„. 4H). 8.46(br IH). 10.21(br . IH) 
>IASS(a/z) : 3«6(l|-). 37i. 219. 123.110 
:^*»«r : C,,ll„N,O.F!-HCl l/3HiO 

ttSffl C 61.61 . H 6.03. N 6.53. CI 8. 27 
- = • H 6.09. N 6.64, CI 8 27 

SML22 

2-i'DD-2. 2-»7x:^;l,7-t?;p#n.; |--(6.30g) %^ 
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}i^xm^t^tm^m^ (2.90g) nn^nmizji^m 

N - (l-7ifti/^0 [2. 2. 2] :t^^>-3--i';U) - 
2 - t Kn=^i/- 2 .. 2 -$^7:..:=.;H^i?7$ K igi? ^ tl 

o 

mp : 261-265 (dec.) 

IR(Nujol) : 3300, 2800-2300, 1660cin-' 



3.05-3.6(6H, m, N(CH2)3), 4.15(1H, m, CONHCH) . 
6.87(1H, S, OH). 7.25-7.45(10H, m. aromatic H) , 
8.59(1H, d. J=7Hz, CONH), 10.36(1H, br s, HCl) 

MASSdn/z) : 336 (M*), 183(base). 105 

TL^^tfl : C2,H24N202-HC1 

§\-UM C 67. 64 , H 6.76, N 7.51 

mmm c 67.6? , h 7.10, n 7.31 



H 



NMR(DMS0-d6. 6 ) : 1.6-2. 1(5H. m. 




H) . 



H 



wo 93/16048 

PCr/JP93/00142 

3 6 



wv-^iN ( ^ - ^ b ^ ii )i,Ti^ ^ ^ 

•ap : 128-131 "C ( n - n j 

IR(Nujol) : 3300. 1650. 1620. 760. 740. 720cn.-' 

NMR(CDCl3.6) :1.00-1.41(.. 2H). 1.23(t. J=7.1Hz. 3H). 

1. 70-2.00(0,. 2H). 2. 75-3.00 (m. 2H); 3.90-4. 20 U. 3H) . 

4.08(q. J=7.1H2. 2H). 6.67(d. J=8. OHz. IH) . 

6.93(s. IH), 7.20-7. 50(0,. lOH) 
MASS(m/z) : 382 (M*) . • 370, 216. 183 



4-^;U).^;U3 - 2 - . K n ^ - 2 . 2 - 7 . . ^ 
mp : 151-152 V. 

IB(Nujol) : 3360. 3250. 3200. 2740-2100. 1700. 1670cn.-' 
NMR(DMS0-d..5 ) : 1. 15-1. 45 (5H. CH and. CH, x 2) . 

1.7(2H. ™. CH.). 2.35(2H. m. CH.), . 2. 45 (3H. s. CH3). 

3.Q-3.2(4U. m. CH.X 2). 6. 50(2H. s. HC=CH) . 

7-2-7.4(llH, ni. aromatic H and OH) , . 

8.15(1H, t. J=6H2, NH) 
MASS(m/2) : 352 (M*), 337. 183 (base) 
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fMCfii C 66.65 , H 6.88, N 5.98 
HjllJM C 67.02 , H 7.05, N 5.94 

MMMUt mU\ZbX. 3 - 7$ y ;>< l - x 5^ ;u t* ^ 

y t^y V' - ( 1 i? V- 3 - i';u) 



IR(Nujol) : 3310, 2800-2300. 1660cm-' 
NMR(CDCl3, 6) : 0.95(1H. m, piperidine H) , 

1.00(3H, t. J=7Hz, CH3). 1.5-1.95(6H, m, piperidine H) 

2.30(2H. quartet. J=7Hz, NCHaCHa), 

2.7(2H. m. piperidine H). 3.1-3.35(2H. m, CONCHz), 

4.15(1H. br. OH). 6.86(1H. br t. NH) . 

7. 25-7. 53(10H, m. aromatic H) 
MASS(m/z) : 352(M*), 337, 183, 105(base) 

mp : 181-182 "C ( V •:/ u \^ )U7 Jl^ zi - A^nm^ffa) 
IR(Nujol) : 3360, 3220, 2660, 2570, 1655cm-' 
NMR(DMSO-ds, 6 ) : 1. 05 (IH, m. piperidine H) , 

1.16(3H, t, J=7Hz, CH3), 1.75(3H, m, piperidine H) . 

2.1(1H, m, piperidine H), 2.45(1H, m, piperidine H) , 

2.7(1H, m, piperidine H), 

2. 95-3. 35 (6H, m, NCH2CH3, piperidine H. and CONCHz) , 
6.79(1H, s, OH). 7.2-7.45{10H, m, aromatic H) , 



mtz 
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«-40(lH. t. J=6Hz. NH). 10.2(1H. br. HCl) 
MASS(n,/z) : 352 (M*). 337. 183. 105(base) 

ff-««l C 67.94 . H 7.52. N 7.20 
mim C 67. 76 . H 7.68. N 7.15 



"P: 155-157 ^ . ~;U/St^^^,,^^^^^g^^ „ ^ 

IR(Nujol) : 3400. 3180. 2620. 1660. 770cn,-' 

NMR(DMS0-cl6, 5 ) -140-1 qcf™ .m\ , 

".o^ .1. 40 1. 95(™. 4H), 1. 95-2. 25 (m. 2H) . 

2.64(s. 3H). 2.75-3.10(.. 2H) . 3. 10-3. 25 (™. 2H) . 

3.35-3. 55 (.. IH). 6.76(s. IH). 7.20-7. 50U. lOH). 

8.38(br s. IH). 10.36(br s, IH) 

MASSWz) : 338 (M*). 323. 183. 155. 84 

i^nm C 67. 28 . H 7.26, N. 7.47. CI 9.46 

mmm c 67.29 . h 7.53. n 7.46. ci 9.44 

^ 1 2 , 2 - J. . . B B *> e N - , . - . , ^ ^ ^ . 

- ;u t:^ V :/ - 4 - ;u ) - o 9 _ 

f^^^ 2. 2 - v7x-;ug^^7 , 

tz , 
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nip : 163-165 r { n - ^^-^ ym^Sh) 

IR(Nujol) : 3300. 1650, 770. 750, 730, 700cm-' 

NMR(CDcl3.5) : 1.10-1.35(0. 5H), 1.80-2. 00(m. 2H). 

2. 80-2.95(iD. 2H), 3.90-4. 15(m, 5H), 4.90(s, IH) , 

5.52(d, J=7.5Hz, IH), 7. 20-7. 40 (m, lOH) 
MASS(in/z) : 366 (M*), 199 

2. 3. 6-Th7tKntrVi^^'i:3, 3 - i?'7 iJ^^uy n tf :t 
Vif^^^N- (l-i^;i/-l. 2, 3, 6 - h ^ t K a f 
>-4-^';i/) ^^;u-3, 3 - v'7 i-;u:/a :/M7 ^ KB 

mp : 133-134 'c (-f v^n tr;U7 ;u 3 — ;u/ y — 7^ 

IR(Nujol) : 3330. 2600. 1720, 1640, 1600, 750, 710cid-' 
NMR(DMS0-d6, 5 ) :1.18(t, J=7.2Hz, 3H), 1.95(brs, 2H) , 

2.89(d, J=8.2Hz. 2H), 3.01(q, J=7. 2Hz, 2H) . 

2.95-3.10(iD, 2H). 3.39(br s, 2H) , 3.54(br s, 2H) , 

4.47(t. J=8.2Hz, IH). 4.88(s, IH) . 7. 10-7. 30 (m, lOH), 

8. 13(br s. IH) 
MASS(m/z) :348(M*), 333, 167. 123 

tfUm C 68. 47 , H 6.90, N 6.39 
MMM C 68. 46 , H 6.97, N 6.31 
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^ • 6 — T h 5 t K D K U \> V > Q Q 

c ; ^^i: 3 , 3 - v7 x-;uravv;>^;j, 

»p: 163-164 r V^de;i.7;U^-;u/g^^,^,^/^^^^ 

IR(Nujol) : 3330, 2720. 1720. 1640. 770. TOOcn.-' 
NMR(DMS0-de.5) :l.20(t. J=7.3Hz. 3H). 2.n(brs. 2H). 

3.08(g. J.-7.3HZ. 2H) . 00-3. 20 U. 2H) . 3. 51 (br s. 2H) 
3. 55-3. 70(m. 2H). 4.40(br s. 2H). 5.22(s. IH). 
6.50(s. IH). 7.10-7.40(.. lOH). 8.15-8.20(m. IH) 
MASSdn/z) ; 346 (M*) , 207, 123 

S^mm C 68.79 . H 6.47. N 6.42 

mmm c 69.21 . h 6.53. n 6.40 



3 . 6 - X h ^ t K n f e> 5 _ ^ ^ _ g ^ _ : 

N- (l.-x^;u-l. 2. 3. 6-f H^t Knf.;^>-4- 
^;U)^^;U-2-t Ko^.>-2 - (5-t Ko^c.^BH- 
IR(Nujol) : 3460. 3390. 2740. 1640cib- 
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NMR(DMS0-d6. 5 ) :0.98(3H. t. J=7H2, CH3). 
1.86(2H. br s, CHzCHaN). 

2. 25-2. 45 (4H. m, CHaCHaNCHaCHa) , 

2. 75-2. 9 (4H. m. =CHCH2N and cycloheptene CH,), 
3.3-3.45(2H, m. cycloheptene CH2). 
3.54(2H. d. J=6H2, CONCHa), 5.29{1H. s. =CH). 
6.81(1H. s, OH). 7.05-7.25(6H, m. aromatic H) , 
7.46(1H. t. J = GHz, NH). 7. 75-7. 85 (2H, m, aromatic H) 
MASS(n/z) : 376 (M*). 209, 123 (base), 110 

mmm. m^mm ■ 

mp: 158-159.5 'C ( 1^ It f- ;U JT^ b°d ) 
. IR(Nujol) : 3420. 3330, 2730-2000, 1655cm-* 
NMR(DMS0-d6. 6 ) :1.23(3H, t. J=7Hz. CH3). 
1.95-2. 45(2H. m. CH^CHzN) . 

2.75-3. 15 (5H. m. NCHzCHs, cycloheptene CHa, and 
pyridine H) , 3.3-3.45(4H, m. pyridine Hx 2 and 
cycloheptene CHa), 

3. 35-3. 65 (3H, m. CONCHa and pyridine HX2), 
5.30(1H, br s, =CH) , 6.89(1H, s. OH), 

7. 05-7. 25 (6H, m, aromatic H), 
7. 75-7. 85 (3H, m. NH and aromatic H x 2) . 
10,5(1H, br. HCl) 
MASS(m/z) :376(M*), 209(base), 123, 110 

7t$^^^ : Ca4Ha9Na02Cl-3/2H20 

H-mM C 65. 52 , H 7.27. N 6.37 CI 8.06 
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C , 65.68 , H 7. 27. N 6.38, C, 8.06 



2, 2-«7.^A.rDt*VS(0.706) *Sft^*^;M2 3 
nip : 93-94 

'«.(»"jol) : 3460. 3360, 2670, 2600, ,630, 760. ,40c.-. 
«««(»«S0-d.,5 , :1.24,t,J=7.2Hz. 3«,, l.89„. 3„, 

^«0-3.70U, 8«,, 3.06,,. a=,.2„,, 3„,, 6.31,b... 

'■10-7.40(., lOH). 7.64(brs. IH). 10.08(br ,„, 

itSffi C 68. 56 H 7 7t; M . 

• ^ 7.75. N 6,95. CI 8.80 
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MMM C 68.82 , H 7.95, N 6.89, CI 8.95 

. mmmzz 

nmmzitnmizix 4 - 7 ^ J i - i , 2, 

*>e>N - (l-J.5^;u-l. 2, 3. 6-xh^kKnf';e>v- 

mp: 205-207 tj ^ ^ - )u / V ^ v:/ u ji^mnm^B 

IR(Nujol) : 3270, 3070. 2670, 2550, 2470, 1640, 750, 700cm-' 
NMR(DMSO-dB, 6 ) : l.-23(t, J=7.2Hz, 3H) . 2. 00-2. 40 (m. 2H) , 

2. 80-3.00(in. 4H) , 3,04(q, J=7,2Hz, 2H) , 

3. 60-3.80(11, 2H), 5.06(s, IH), 5. 39(s, IH), 
7.10-7.35(iB. lOH). 8.67(t. J=5.7H2, IH) , 
10.43(br s. IH) 

MASS(in/2) : 334 (M*). 167. 123 
7C^5>*/r : Ca2H26N20-HCl 

s\-mm C 71.24 . H 7.34. N 7.55, CI 9.56 
C 71.30 . H 7.62. N 7.52, CI 9.73 

. ^i!lgl]33 

2-^na-2, 2 - >>7i-;ug^|g:i^n >; K (0.80g) t4-V 

j^5^;u7^y ^f-;i.e<ui>v(o.5ig) (Dm.^>^^muTmv^mn 
is^b^^u v(iomi)=srjDA.T#iRtyio m^iitzm-^m^mu . 
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(7.4™i) ti^mwtiz.ui) ^MmizmmLtc. ca,mm^,ovT 

NMR(CDCl3.6) :0.93<6H. t. J=7Hz. CHa X 2) . 
0.95-1.95(5H, m. Piperidine CH2CHCH2), 
2.06(2H. d, J=6.5Hz. CHCHaN) . 
2.43(4H. quartet. J=7H2. N(CH,CH3)a). 
2.6.8(2H. m. 60NCH X2). 3.59(1H, ™. CONCH). 
4.74(1H. m. CONCH). 6.22(1H. s, OH). 
7- 4(1 OH. n. aromatic H) 
MASSWz) : 380 (M*). 183. 86 (base) 



mp : 175-176 °C ( -l* V K n t-' .1 -7 ., _ ^ 

IH(Nujol) : 3400. 3160. 2760-2300. leiOcm- 

NMR(DMS0-d..5) :0..7(1H. piperidine CH) . 
. . 1.05(1H. m. Piperidine CH). 1.18(6H. t, J=7H2. CH3X2) 
1.45(1H. Piperidine CH). 1.9(2H. piperidine CH) 
2-65(2H. m. CONCH X2). 2.8(2H. ™. CHCH.N). 
3.05(4H. N(CH.CH3).>. 4,15(1H. „. CONCH). 
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4.4(1H. m, CONCH), 6.92(1H. s, OH), 
7.3(10H. m. aromatic H) , 9.9(1H, br. HCl) 
MASS(m/z) : 380 (M*), 183, 86(base) 

7t^^^ : Ca^HsaNsOe-HCl l/ZHaO 

C 67.67 , H 8.04, N 6. 58,- CI 8.32 
MMM C 67. 62 . H 8.08, N 6.51. CI 8.32 

4 - ZTu ^ - 2 , 2-i/7i^;UBSgg(1.5g)i:^^k5^:tj:^;U 
(1.37inl)®M7K:^a n7^;UA (20iiil)?§?S% 4 Bt Jp lift it gSt b ^ / 

— :^4 - 7 ^ y p< 1 -xf-;u- 1 , 2, 3, 6--rh^t 

K n »; i? > (0. 73g) i: h V V(2.6ml) ©Jg-fk^^uv. 

(iSmD^y^^PM t T^' § . i: nic:$fe{ef#yi!ili3cr) 4 - ^ a ^ - 
2 . 2 - i>y a.^)Vm^^uV F^iS^k^^Uy (15nil)^?^%^S 

Wilii^^mbTTk Oil) , :tiS7KT-)i»:^^Uv 

:^ n-^ h ^7 7 -f {C®r?i b, Ji^k^f-UV/^ (15: 1 

?^) TMiilU. MlC7;U^-:^;<77A:>nvhi/77^{Cj||^^Ur 
n-^^Vy/mm^^^A' (20: 1) ri^T'J§J±i b fco t#e>tiyiM 
SI^Si*:*S^H:tifoT7V;U^(229mg) T 9 1" -5 i: . 1 -if- 

;u-4 - [ (3, 3->:>7 i - 2- ^^vtra«;i^> - i - ^ 

) p< ^ ;i/ ] - 1 , 2 , 3 , 6 - T h 7 t K n e V CD 7 V 



Hf m «j 
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^ (0.54g) im^iitzo 

ISlNujol) .. 2500. ,680. 800. 770, 750. 700o„- • 

'•SMs, 2H), 4..,(t, J=6.4Hz, 2H), 5.53(s, Ifl, 
6.52(s. 2H), 7.10-7.40(,, lOB) 
«ASS(»/2) : 360(ll'). 238, 165. 123 
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1 . -m^ 

R • 

- C- (A- ) » -CONH- (AM n - (I) 
R ' 

[a^cf. R' :feJ:CfR» Hii^ W U T^/^T J: 7 V - 
R M± ( i ) ^ : 



(ii) : 
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(iv) 5C : 




N - 



(^^'U (a) R. R3 ,.,KStS 
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